2. HPLC charts of 5d at rt and 0°C ⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅⋅S6 3. Crystal data of o,o,o,o- The nosylation of propargyl amine along with propargylation by 1-bromobut-2-yne gave a nosyl diyne. The subsequent Sonogashira coupling with 2-iodo-1-(trimethylsilylethynyl)benezene 1 and desilylation afforded triyne 1c.
Synthetic scheme of triynes
1.1 Synthetic scheme of ortho-phenylene-tethered triynes 1 1.1.1 Synthetic scheme of triyne 1c
The nosylation of propargyl amine along with propargylation by 1-bromobut-2-yne gave a nosyl diyne. The subsequent Sonogashira coupling with 2-iodo-1-(trimethylsilylethynyl)benezene 1 and desilylation afforded triyne 1c.
Synthetic scheme of triynes 1e-g
The Sonogashira coupling of the corresponding iodo or bromoarene with propargyl alcohol and the subsequent amination by N-tosylpropargyl amine under Mitsunobu conditions gave diynes possessing substituted phenyl group on their terminus. The subsequent Sonogashira coupling with 2-iodo-1-(trimethylsilylethynyl)benezene 1 and desilylation afforded triyne 1e-g. 
Lattice

Data Reduction Method
Of the 25589 reflections that were collected, 11496 were unique (R int = 0.0462); equivalent reflections were merged.
The linear absorption coefficient, m, for Mo-Ka radiation is 2.553 cm -1 . An empirical absorption correction was applied which resulted in transmission factors ranging from 0.620 to 0.926. The data were corrected for Lorentz and polarization effects.
Structure Solution and Refinement Methods
The structure was solved by charge flipping method 7 and expanded using Fourier techniques. Some non-hydrogen atoms were refined anisotropically, while the rest were refined isotropically. Hydrogen atoms were refined using the riding model. The final cycle of full-matrix least-squares refinement on The standard deviation of an observation of unit weight 9 was 1.28. Unit weights were used. The maximum and minimum peaks on the final difference Fourier map corresponded to 2.28 and -0.63 e -/Å 3 , respectively. The absolute structure was deduced based on Flack parameter, -0.11 (12) , using 5221 Friedel pairs. 10 Neutral atom scattering factors were taken from Cromer and Waber. 11 Anomalous dispersion effects were included in Fcalc 12 ; the values for Df' and Df" were those of Creagh and McAuley. 13 The values for the mass attenuation coefficients are those of Creagh and
Hubbell. 14 All calculations were performed using the CrystalStructure 15 crystallographic software package except for refinement, which was performed using SHELXL-97. 16 
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Structure Solution and Refinement
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Data Reduction Method
Of the 51537 reflections that were collected, 8329 were unique (R int = 0.2381); equivalent reflections were merged.
The linear absorption coefficient, m, for Cu-Ka radiation is 25.828 cm -1 . An empirical absorption correction was applied which resulted in transmission factors ranging from 0.498 to 0.950. The data were corrected for Lorentz and polarization effects.
Structure Solution and Refinement Methods
The structure was solved by charge flipping method 1 and expanded using Fourier techniques. Some non-hydrogen atoms were refined anisotropically, while the rest were refined isotropically. Hydrogen atoms were refined using the riding model. (1) -X+2,-Y+2,Z Symmetry Operators:
(1) -X+2,-Y+2,Z (1) -X+2,-Y+2,Z
